C 9 H 10 ClNOS, triclinic, P1 (no. 2), a = 7.2277(3) Å, b = 9.9791(3) Å, c = 14.7725(7) Å, α = 81.007(3)°, β = 82.268(4)°,
Agilent programs [1] , SHELX [2, 3] , ORTEP [4] Source of materials 2-Chlorophenyl isothiocyanate (Sigma-Aldrich; 2.5 mmol, 0.33 mL) was added to NaOH (Merck; 2.5 mmol, 0.10 g) in MeOH (Merck; 3 mL) and the mixture was stirred at room temperature for 2 h. This was followed by the addition of excess 5 M HCl solution. The resulting mixture was stirred for another 1.5 h. The final product was extracted with chloroform (Merck; 15 mL) and left for evaporation at −4°C, yielding colourless crystals after 8 weeks. Crystals melted once taken out of the mother liquor and hence, the only characterisation was done by X-ray crystallography.
Experimental details
The C-bound H atoms were geometrically placed (C-H = 0.95-0.98 Å) and refined as riding with U iso (H) = 1.2-1.5 Ueq(C). The N-bound H-atom was located in a difference Fourier map but was refined with a distance restraint of N-H = 0.88 ± 0.01 Å, and with U iso (H) set to 1. in particular the adoption or otherwise of a syn-disposition of the thioamide-N-H and thione-S atoms, and the propensity to form thioamide-N-H· · · S(thione) hydrogen bonds in their crystals [7, 8] . As a continuation of these studies, the crystal and molecular structures of the title compound, EtOC(=S)N(H)C 6 H4Cl-2, have been investigated.
The molecular structures are shown in the Figure (70% displacement ellipsoids) and features the anticipated [7, 8] syn-disposition of the thione-S and thioamide-N-H atoms in each of the two independent molecules comprising the asymmetric unit. The central residue is strictly planar with the r.m.s. deviation for the S1, O1, N1, C1 atoms from their least-squares plane being 0.0011 Å [0.0000 Å for the S2-containing molecule]. Each molecule is twisted about the N1-C2 [N2-C11] bond with the C1-N1-C2-C3 torsion angle being 141.49(19)°; the S2-molecule is even more twisted with C10-N2-C11-C12 being 129.3(2)°. The dihedral angles between the planes through the SONC and phenyl rings are 46.21 (7) and 56.86(6)°for the S1-and S2-molecules, respectively. The other notable conformational difference in the molecules is seen in the relative orientations of the ethoxy groups which best quantified in terms of the C1-O1-C8-C9 and C10-O2-C17-C18 torsion angles of 176.33 (16) Such a detailed description of the molecular packing is made as it is observed that the crystals of the title compound and the 2-tolyl derivative [9] are isostructural, i.e. a case of structural mimicry whereby the chemical exchange of substituents/residues such as chloro/methyl does not influence the global molecular packing [10] . In the molecular packing of EtOC(=S)N(H)C 6 H4Me-2, the global arrangement of molecules mimics that for the 2-Cl derivative and the interactions between columns identified for 2-Cl derivative persist in the packing of the 2-Me structure with one exception, namely the C-Cl· · · π contact. However, in the 2-Me structure, this putative interaction is directly replaced by a C-H· · · π interaction. Hence, in the isostructural crystals, the C-Cl· · · π and C-H· · · π interactions are interchangeable.
